to 
O 




RU 2 169 139 3 C1 



(51) MI1K 7 



C 07 C 237/32 



< 12 > OflMCAHME M30BPETEHMfl K riATEHTY POCCM/ICKOfi 



71 

c 



(21), (22) 3anBKa: 2000120331/04, 02.08.2000 
(24) flaTa Haqana fleCicTBua naTeHTa: 02.08.2000 


(71) 3anBkiTerib: 

3aKptJToe aKUMOHepH 
coBpeMeHHofi Meflum 


oe o6mecTBO "Uemp 

Hbl "MeflMKOp" 


(43) flaTa ny6nnKai4MM 3aflBKM: 20.06.2001 


(72) M3o6peTaTenb: )Kmjioe 


B.X. 


(46) flaTa ny6jiMKai^n: 20.06.2001 


(73) rtaTeHTOo6raflaTenb: 


oe o6mecTBO "UeHTp 
HU "MeflMKop" 


(56) CcbiriKVt: RU 2130775 C. 27.05.1999. US 4011219 
A, 08.03.1977. US 3963716 A, 15.06.1976. RU 
94026299 A, 27.05.1996. SU 130903 A, 
21.11.1959. 


3aicpbiToe aKLjHOHepH 
coBpeMeHHofi Meflum 


(98) Aflpec Ana nepenncKn: 

121374, MocKBa, yn. AneKcea CBupuflOBa, 15, 
Kopn.3, 3AO "MeflMKop", B.X.>KiinoBy 







(54) CnOCOB nOJlYHEHMa lUEJlOHHblX M mEJlCHH03EMEJlbHblX COJ1EM 
5-AMHHO-2,3-flHrMflPO-1,4-0TAJlA3MHflMOHA 



(57) PecpepaT: 
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cpeflGTB. Cyu|HOCTb n3o6peTeHnn: cnoco6 
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B3aMMOflefiCTBMeM 

5-aMMHo-2,3-flnrMflpo-1 ,4-cpTana3MHflMOHa c 
anKoronsrraMM menoHHbix vim 
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(57) Abstract: 

FIELD: org 
particularly 

aminodilydrophthalazinedione salts used as 



immunocorrecting agents in 
SUBSTANCE: described is method of preparing 



aminc-2,3-dihydro-1 ,4-phthalazinedione by 
reacting 5-amino-2,3- 

dihydro-1 ,4-phthalazinedione with alkali or 
alkali-earth metal alcoholates during 
heating operation. EFFECT: higher yield of 
the desired products. 3 ex 
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H3o6peTeHMe othochtch k opraHMHecKofl 
xmmmm, a MMeHHO k cnoco6aM nony^eHMfl 

npOM3BOAHblX 

5-aMMHO-2,3-flMrnflpo-1,4-4)Tana3MHflMOHa, 
npuMeHfleMbix b KanecTBe 

npoTMBOBOcnajiMTejibHbix, amwoKcimecKHX, 

MMMyHOKOppeTMpyiOlUMX GpeflCTB. 

M3BecreH cnoco6 nonyMeHun 
5-aMMHO-2,3-flnrnflpo4)Tana3MH-1,4-flMOHa 
(nioMMHoria) BoccTaHOBneHneM 
3-HMTpocpTaneBOM kmc/io™ rnflpa3MH™flpaTOM b 
boahom cpeAe Ha CKeneTHOM HMKeneBOM 
KaTann3aTope c nocneflyramuM ynapuBaHneM 
pacTBopa m HarpeBaHneM npn 120°C b 
npucyTCTBMM rnflpa3MHrviflpaTa m yKcycHofi 
KMcnoTbi (CCCP, aBT. cbma. N 13093, 1960). 
M3BecTeH TaioKe cnoco6 nonyHeHMfl aHanora 
nioMMHOJia, a mmohho nurnflpaTa HaTpneBoR 

2-aMMHO-1 ,2,3,4-TeTparMApocpTajia3MH-1 ,4-flnoHa 
, nonynaeMoro nyTeM HarpeBa Ha boaahom 6aHe 
CMecM 2-HMTpocpTanrnApa3MAa n pacTBopa 
NaOH b AMCTnnnnpoBaHHO» boas b npucyTCTBMM 
KaTaroi3aTopa Hwrejib-anraMMHweBoro cnnaBa 
(P0>, naieHT N 2113222, A 61 K 31/04, 1977). 

Han6onee 6/im3kvim no TexHMHecKoCi 
cymHOCTM flBnsieTCfl cnoco6 nonyqeHMS 
AMTOApaTa HaTpneBow conn 

5-aMMHO-2,3-AnrMApo<pTajia3MH-1,4-AMOHa 
B3aMMOAeticTBMeM 

5-aMMHO-2,3-AnrMAPOCpTana3MH-1 ,4-AMOHa c 
eflwiM HaTpoM b BOflsiHoii cpeAe (PO, naTeHT N 
2130775, A 61 K 31/495, 1999). 

Bee L(HTnpyeMbie M3BecTHbie cnoco6bi 

npOTCKaiOT C AOCTaTOHHO BblCOKMMM BblXOflaMM 

neneBbix npoAyicroB, oAHaxo M3-3a AiMTenbHoro 
KvinsmeHMfl boahbix pacTBopoB KOHeMHbie 

npOAyKTbl CVMbHO 3arpfl3H6Hbl no6oMHblMM 

TpyflHooTflennMbiMM npoAyicraMM oKucneHMfl, mto 
oTpimaTenbHO CKa3biBaeTca Ha 
noTpe6nTejibCKnx cBOMCTBax, oco6eHHO npn 

npMMGHeHMM yKa3aHHblX BemeCTB B M6AML^MH6. 

flaHHoe M3o6peTeHne npeACTaBnaeT co6ofi 
cnooo6 nonyneHMS w,enoHHbix m 



5-aMMHO-2,3-AnrMAPO-1,4-<pTana3MHAMOHa 
B3anMOAeMCTBMeM c anKoronnTaMM 
cooTBGTCTBytomux MeTannoB b 6e3BOAHOM 
enwpTOBofi cpefle npn HarpeBaHMM 
5-aMMHO-2,3-AnrnApo-1,4-cpTana3MHAViOHa. 

HoBoe M3o6peTeHne OTnuMaeTC* ot 
cnooo6a-npoTOTnna KaK mcxoahhmm 

COeAHHeHMflMM, T3K M cpeAOM, B KOTopovi 

ocyinecTBnneTCfl npoi4ecc. ripuMeHeHne b 
KanecTBe McxoAHbix anKoronaTOB MeTannoB m 
npoBeAeHne npoijecca b 6e3BOAHOM cpeAe npn 
HarpeBaHMM no3BoxiflK3T M36e>xaTb o6pa30BaHM« 
HejKenaTenbHbix noSoHHbix npoAyxTOB 
oKMcneHnn. McxoAHbie npoAyicrbi b hobom 
cnoco6e bboahtch b sKBMMoneKynapHbix 
KonnnecTBax. B KanecTBe mcxoahhx anKoronHTOB 

npHMeHflKJTCfl HM3UJM6 anKOTOHflTbl HaTpMfl, 

Kanun, hmtmh, Kanbi4M«, Sapun, 
npeAnoHTMTenbHO aTwnaTbi n M3onponmiaTbi. 
npoqecc ocymecTBnfleTCfl npn noBbiweHHOM 
TeMnepaiype b npeAenax 75 - 80°C. 

CTpyiaypbi nonyHeHHbix coeAMHeHWM 
noATBep>KAeHbi AaHHHMM sneMeHTHoro aHann3a, 
M<- m y<t>-cneKTpoGKonnM. 

M3o6peTeHne mimocTpnpyeTca cneAyiomMMM 
npMMepaMM. 



1. HaTpneBas conb 
5-aMMHO-2,3-AnrnApo-1,4-cpTajia3MHAMOHa. 

B neTbipexropnyto Kon6y, cHa6>KeHHy(0 
MeiuariKofi, TepMOMeTpoM, o6paTHbiM 
xonoAnnbHUKOM, 3arpy>xai0T 400 Mn 
a6conioTwpoBaHHoro STMnoBoro cnwpTa, 5,6 r 
(0,14 Monb) nopoiUKoo6pa3Horo NaOH, 
HarpeBaioT ao 78°C npn nepeMeujMBaHUM, 3aTeM 
Ao6aBnnioT nopLiMflMM b TeHeHne 1,5 m 24,7 r 
(0,14 Mont.) 

5-aMMH0-2,3-AnniAP0-1,4-cpTana3iiHAM0Ha. 
riocne OKOHMaHns 3arpy3KM npoAon>KatoT 
KHnflneHne peaioivioHHOM Macobi b TeneHne 3 h. 
CycneH3Mio oxna>KAaioT ao 0°C, ocaAOK 

OTCpUHbTpOBblBaiOT H CyLUaT AO nOCTOHHHOft 

Maccbi. rionyMawT 25,6 r 6enwx o 6e>KeBaTbiM 
OTreHKOM KpncTannoB c t. nn. Bbitue 300°C. 
BbixoA 92,4%, CHMTan Ha 3arpy>KeHHbiR 
5-aMMHO-2,3-AnrMApo-1,4-cpTana3MHAMOH. 
HatiAeHO, %: C 48,27; H 3,12; N 21,25; 
C8H 6 N3 Na02 . BbNMcneHO, %: C 48,24; H 
3,02; N 21,10. 

npviMep 2. KanweBafi conb 
5-aMMHO-2,3-AnrviApo-1,4-cpTana3MHAM0Ha. 

B aHanorawHoii npMMepy 1 annapaType 
nonyMaiOT ^e^eBoi^ npoAyKT. flns SToro k 
pacTBopy M3onponmiaTa Kama, nonyMeHHOMy M3 
5,5 r (0,14 Monb) MBTannnMecKoro Kanvm n 360 
Mn H3onponaHona npn 75 - 78°C, Ao6aBnniOT 
nopmiflMM b TeMeHne 1 4 24,7 r (0,14 Monb) 
5-aMMHO-2,3-AnrnApocpTana3HH-1,4-AnoHa. 
PeaKL|MOHHyio Maccy KunnTHT b TeneHne 1,5 h, 
oxna>KAaioT ao 0°C. nonynaioT 28,5 r (95,3%) 
6enbix KpncTannoB c TeMnepaTypoft nnaBneHnsi 
Bbitue 300°C. HaiiAeHO, %: C 44,56; H 2,53; N 
19,29. C 8 N 6 N 3 K0 2 . BbmncneHO, %: C 44,65; H 
2,79; N 19,53. 

npHMep 3. KanbLjueBaa conb 
5-aMHHO-2,3-flMrMApo-1,4-4)Tana3MHAMOHa. 

B aHanoruHHoii npuMepy 1 annapaType 
sarpywaioT pacTBop 3TkinaTa KanbL|Ma, 
nonyneHHoro m 2,0 r (0,05 Monb) 
rpaHynnpoBaHHoro MeTannkmecKoro KanbL|nq n 
380 Mn a6conK5TkipoBaHHoro aTaHona npn 
KuneHUM, 3aTeM npn6aBnHioT 4,4 r (0,025 Monb) 
5-aMMHO-2,3-Anrnnpo-1,4-0Tana3MHAMOHa. 
Peai^noHHyio Maccy KunsTsiT b TeneHne 3mm 
oxnax<AaiOT ao 0°C. BbinaBixinfi ocaAOK 

OTCpMnbTpOBblBaiOT M CyiijaT AO nOCTOflHHOfi 

Maccw. nonynawT 4,7 r (96%) i^eneBoro 
npoAyKTa b bmao 6enoro nopowKa c 
TeMnepaTypofi nnaBneHMH Bbiuue 300 °C. 
HafiAeno, %: C 49,06; H 3,26; N 21,17. 
C8H 6 N3 Cax o 2 . BbtHncneHO, %: C 48,98; H 
3,06; N 21,43. 

OopMyna M3o6peTeHM5i: 

Cnoco6 nonyMeHMsi lAenoMHbix nnn 
menoHH03eMenbHbix coneM 
5-aMMHO-2,3-AnrMApo-1,4-cpTana3MHAHOHa 



5-aMWHO-2,3-AMrnApo-1 ,4-cpTana3MHAH0Ha c 
anKoronjiTaMM menoMHbix v\m 
menoMH03eMenbHbix MeTannoB npn HarpeBaHMM, 
OTnMMawinnCicn TeM, mto b KasecTBe 
npoM3BOAHbix MeTannoB Mcnonb3yK3Tca 
anKoronsiTbi cooTBeTCTByromMX MeTannoB m 
npoqecc npoBOAflT b 6e3B0AH0M cnnpToBofi 
cpeAe. 



